CASE NUMBER: LAB:

1.0

2.0

3.0

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Date: January, 1993

Revi si on:

YES

PACKAGE COMPLETENESS AND DELI VERABLES

0
NO NA

SI TE:

Dat a Conpl et eness and Del i ver abl es

1.1 Have any m ssing deliverables been received
and added to the data package? [ ]

ACTI ON: Call lab for explanation/resubmttal of any
m ssing deliverables. |f Iab cannot provide
them note the effect on the review of the data
under the "Contract Probl ens/ Non-Conpli ance
section of the data assessnent.

1.2 Was SMO CCS checklist included with the package? [ ]

Cover Letter, SDG Narrative

2.1 Is the Narrative or Cover Letter Present? [ ]

2.2 Are case nunber and/or SAS number contai ned
in the narrative or cover letter? [ 1]

Data Validati on Checkli st

The foll ow ng H gh Concentration Checklist is divided
into three parts. Part one is filled out if the package
contains any VOA anal yses, Part two for any Semvolatile
anal yses, Part three for any Aroclors anal yses.
3.1 Does this package contain:

VOA dat a?

Extract abl es data?

Arocl or/ Toxaphene dat a?

Acti on: Compl ete the corresponding parts of the checkli st.



1

2.

0

0

H GH CONCENTRATI ON METHCD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

PART A: VOA ANALYSES

Traffic Reports and Laboratory Narrative

1.1 Are the Traffic Report Forns present for [ ]
all sanpl es?
ACTI ON: I f no, contact |lab for replacenent of m ssing
or illegible copies.
1.2 Do the Traffic Reports or Lab Narrative indicate

any problens with sanple receipt, condition
of sanples, anal ytical problens or special
ci rcunstances affecting the quality of the data? [ ]

ACTION: 1. If any sanple analyzed as a soil contains

50%to 90% water, all data should be flagged
as estimated, "J." If a soil sanple
contains nore than 90% water, all data
shoul d be qualified as unusable, "R "

2. If sanples were not iced upon receipt at the
| aboratory, flag all positive results "J"
and all non-Detects "UJ."

3. If both VOA vials for a sanple have air
bubbl es or the VOA vial analyzed had air
bubbl es, flag all positive results "J" and
all non-detects "R "

Hol di ng Ti nes

Have any VOA technical holding tines,
determ ned fromdate of collection to date of
anal ysi s, been exceeded? [ ]

Aqueous sanples maintained at 4 C nust be anal yzed
wi thin 14 days of validated tinme of sanple receipt
(VTSR).

Soils or solid sanples nust be analyzed within 10
days of VISR
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Dat e:

ACTION: If holding tinmes are exceeded, flag al

positive results as estimated, "J" and sanple
guantitation limts as estimated, "UJ," and
docunment in the narrative that holding tines

were exceeded. |If anal yses were done nore than

14 days beyond holding tine, either on the
first analysis or upon re-analysis, the

revi ewer nmust use professional judgenent to
determine the reliability of the data and the
effects of additional storage on the sanple
results. At a mninmum all results nust be
qualified "J," but the reviewer may determ ne
t hat non-detect data are unusable, "R " |f
hol ding tinmes are exceeded by nore than 28
days, all non detect data are unusable, "R "

3.0 Volatile Surrogate Recovery (Formll HCW)

3.1

Are the Vol atile Surrogate Recovery Sunmaries
(Forml1l HCV) present and conplete, with all VOA
sanples listed on the proper sunmary form for
each of the followi ng matrices:

a. Water M scible Liquids (WW)?

b. Water |mm scible Liquids (WL)?

C. Sol i ds?

ACTION: Call lab for explanation/ resubmttals. |If

3.2

m ssi ng deliverabl es are unavail abl e,
docunent the effect in the data assessnents.

Were outliers marked correctly with an asterisk?

ACTION: Circle all outliers in red pencil.

3.3

Were one or nore VOA surrogate conpound recoveries
out side of contract specifications for any sanple,
QC sanple, or nethod bl ank?

If yes, were sanples re-anal yzed?

Were net hod bl anks re-anal yzed?

3 - Extractables

January,
Revi si on:

0

1993

YES NO NA

[

]

[

]




4.0

ACTI ON:

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Dat e: January,
0

Revi si on:

1993

YES NO NA

If recoveries are > 10% but 1 or nore
conmpounds fail to neet SOW specifications:

1. Qualify all positive results as estimated,
IIJ. n

2. Qualify all non-detects as estimted
detection limts, "UJ," where the recovery
is less than the | ower acceptance limt.

3. If surrogate recoveries are above the upper
acceptance limts, do not qualify non-
det ects.

If any system nonitoring conpound recovery is < 10%
1. Flag all positive results as estimated, "J."

2. Flag all non-detects as unusable, "R "

Pr of essi onal judgenent should be used to

gqualify data that only have nethod bl ank

surrogate recoveries out of specification in

both original and re-anal yses. Check the
i nternal standard areas.

3.4 Are there any transcription/cal cul ation
errors between raw data and Form 11 ?

[

]

ACTI ON: If large errors exist, call lab for
expl anation/resubmttal. Make any necessary
corrections and note errors in the data
assessnent.

Vol atile Control Matrix Spi ke Recovery (FormlIll HCV)

4.1 Is the Volatile Control Matrix Spi ke Recovery
Form (Form 111 HCV) present? [ ]

4.2 Were matrix spi kes analyzed at the required
frequency for each of the follow ng matrices:

a.

b.

Water M scible Liquid (WWL)? [ ]

Water Immiscible Liquid (WL)? [ ]
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5.0

H GH CONCENTRATI ON METHCD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

C. Sol i d [ ]

ACTION: If any matrix spike data are m ssing, take the
action specified in 3.1 above.

ACTI ON: Check cal cul ati ons, surrogates, M- solutions,
and i nstrunent performance.

4.3 How many VOA spi ke recoveries are outside QC
[imts?
WWL WL Solids

out of 5 out of 5 out of 5

ACTION: No action is taken based on CMS data al one.
However, using informed professional judgenent,
the M5/ MSD results may be used in conjunction
wth other QC criteria to determ ne the need
for qualification of the data.

Vol atil e Method Bl ank (Form |V _HCV)

5.1 |Is the Method Bl ank Summary (Form |V HCV)
present ? [ ]

5.2 Frequency of Analysis: for the analysis
of VOA TCL conpounds, has a reagent/ net hod
bl ank been anal yzed for each SDG or every
20 sanples of simlar matrix (WW., WL, solid),
whi chever is nore frequent? [ ]

5.3 Has a VOA nethod/instrunment bl ank been anal yzed
at | east once every twelve hours for each GO MS

syst em used? [ ]
ACTI ON: | f any nmethod bl ank data are m ssing, cal
| ab for explanation/ resubmttal. |If method

bl ank data are not available, qualify as un-
usable, "R " all associated positive data.
However, using professional judgenent, the
data reviewer may substitute field blank

or trip blank data for m ssing nethod

bl ank dat a.
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6.0

5.4 Chr omat ogr aphy:

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Dat e:
Revi s

review the blank raw data -

January, 1993
ion: O

YES NO NA

chromatograns (RI Cs), quant reports or data system
printouts and spectra.

| s the chromat ographi c performance (baseline
stability) for each instrunment acceptable

f or

ACTI ON:

H gh Conc. VOAs?

Use professional judgenent to
determ ne the effect on the data.

Cont am nati on

NOTE:

"Wat er bl anks",
distilled water
any ot her sanpl
data. Do not c
bl anks di scusse

"“drill blanks", and

bl anks" are validated |ike
e, and are not used to qualify
onfuse themw th the other QC
d bel ow.

6.1 Do any nethod/instrunent/reagent bl anks have
positive results (TCL and/or TIC) for VOAs?
When applied as described bel ow, the contam nant
concentration in these blanks are corrected for
t he sanpl e conversion factor (which includes the
sanple dilution factor, if any).

6.2 Do any field/trip/rinse blanks have positive
VOA results (TCL and/or TIGCs)?

ACTI ON:

NOTE:

Prepare a |i st

of the sanples associated with

each of the contamnm nated bl anks.

Al field bl ank
particul ar grou
per case) nust

bl anks are used
wi th which they

results associated to a

p of sanples (may exceed one
be used to qualify data. Trip
to qualify only those sanples
wer e shi pped and are not

required for solid matrices. Bl anks may not
be qualified because of contam nation in

anot her bl ank.

nmust be qualifi
conpound, instr
spectral or ca

Field Blanks & Trip Bl anks
ed for system nonitoring
ument performance criteria,
i brati on QC probl ens.
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ACTI ON:

al |

HI GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Dat e:
Revi sion: O

January, 1993

Follow the directions in the table belowto

qualify TCL results due to contam nation
the |l argest value from al

Use

t he associ at ed bl anks

| f any of the blanks are grossly contani nated,

as unusable ("R').

associ ated sanpl e data should be qualified

Table 5:

BLANK
CONTAM NATI ON

Sanpl e conc < CRQL
and < 10x bl ank

result

Sanpl e conc > CRQL
but < 10x bl ank

result

Sanpl e conc >
CRQL and > 10x
bl ank result

Met hyl ene Report CRQL and Fl ag sanple result | No qualification

chl ori de qualify "uU wth a"U IS necessary

acet one

t ol uene
Sanpl e conc < CRQL | Sanpl e conc > CRQL | Sanpl e conc > CRQL
and < 5x Dbl ank but < 5x bl ank and > 5x Dbl ank
result resul t result

O her Report CRQL and Flag sanple result | No qualification

contam nants qualify "uU wth a"U IS necessary

NOTE:

ACTI ON:

Anal ytes qualified "U' for

are still

for calibration criteri a.

For TI C conpounds,

i f the concentration
in the sanple is less than five tines the

concentration in the nost contam nated

associ at ed bl ank,
unusabl e.

7 -

Extract abl es

bl ank cont am nati on
consi dered as "hits" when qualifying

flag the sanple data "R "




H GH CONCENTRATI ON METHCD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O
YES NO NA

6.3 Are there field/rinse/equipnent bl anks
associated wth every sanpl e? [ ]

ACTI ON: Note in data assessnent that there is no
associ ated field/rinse/equi pnment bl ank.

Exception: sanples taken froma drinking
water tap do not have associated field
bl anks.

GC/ M5 I nstrunent Performance Check (Form V HCV)

7.1 Are the GO M Instrunent Perfornmance Check
Fornms (FormV HCV) present for Bronofl uorobenzene
(BFB) ? [ ]

7.2 Are the enhanced bar graph spectrum and
mass/ charge (mz) listing for the BFB
provi ded for each 12 hour shift? [ 1]

7.3 Has an instrunent performance conpound been
anal yzed for every twelve hours of sanple
anal ysi s per instrunent? [ 1]

ACTI ON: List the date, tinme, instrunent 1D, and
sanpl e nunber(s) for which no associ ated
GC/ M5 tuning data are avail abl e.

DATE TI ME I NSTRUMVENT SAVPLE NUMBER( S)

ACTI ON: I f lab cannot provide m ssing data, reject
(qualify "R') all data generated outside an
acceptabl e twel ve hour calibration interval.

7.4 Have the ion abundances been nornalized to
mz 957 [ 1]
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8.0

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Dat e:
Revi s

ACTI ON: | f mass assignnment is in error, qualify al
associ ated data as unusable ("R").

7.5 Have the ion abundance criteria been net for
each instrunent used?

ACTI ON: List all data which do not neet ion abundance
criteria (attach a separate sheet).

ACTI ON: | f ion abundance criteria are not net, the
Region |1 TPO nust be notified.

7.6 Are there any transcription/calculation errors
between mass |lists and Form Vs? (Check at | east
two values but if errors are found, check
nore.)

7.7 Have the appropriate nunber of significant
figures (two) been reported?

ACTI ON: If large errors exist, call lab for
expl anation/resubmttal, nake necessary
corrections and docunent the effect in
t he data assessnents.

7.8 Are the spectra of the mass cali bration
conpound accept abl e?

ACTI ON: Use professional judgenent to detern ne
whet her associ ated data shoul d be accept ed,
qualified, or rejected.

Target Conpound List (TCL) Analytes (Form | HCV)

8.1 Are the Organic Analysis Data Sheets (Form 1 HCV),
VOA chromat ograns, mass spectra for the identified
conpounds and the data system printouts (quant
reports) included in the sanpl e package for each
of the follow ng:

a. Sanpl es and/or fractions as appropriate?

January, 1993
ion: O

YES NO NA

[ ]

[ ]

[ ]

[ ]

[ ]

b. Matri x spi kes?

[ ]

C. Bl anks?

[ ]
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HI GH CONCENTRATI ON METHOD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: O
YES NO NA
ACTI ON: | f any data are m ssing, take action

specified in 3.2 above.

8.2 Are the response factors shown in the quant
report? [ ]

8.3 |Is chromatographic performance acceptable with
respect to:

Baseline stability? [ ]

Resol ution? [ ]

Peak shape? [ ]

Ful | -scal e graph (attenuation)? [ 1]

Q her: ? [ ]
ACTI ON: Use professional judgenent to determine the

acceptability of the data.

8.4 Are the | ab-generated standard nmass spectra
of the identified VOA conpounds present for

each sanpl e? [ ]
ACTI ON: | f any mass spectra are m ssing, take action
specified in 3.2 above. |If |ab does not

generate their own standard spectra, nake
note in "Contract Probl ens/Non-conpliance".

8.5 Is the RRT of each reported conmpound within
0.06 RRT units of the standard RRT in the
continuing calibration? [ 1]

8.6 Are all ions present in the standard nmass
spectrumat a relative intensity greater
than 10% al so present in the sanple nass

spect run® [ ]
8.7 Do sanple and standard relative ion

intensities agree within 20% [ ]
ACTI ON: Use professional judgenent to determn ne
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9.

0

ACTI ON:

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Dat e:
Revi si on:

acceptability of data. If it is determ ned

that incorrect identifications were nmade,

such data should be rejected (R, flagged "N
(presunptive evidence of the presence of the

al |

conpound) or changed to not detected (U) at

the calcul ated detection limt. |In order
be positively identified, the data nust

to

conply with the criteria listed in sections

8.5, 8.6, and 8.7 above.

When sanple carry-over is a possibility,
pr of essi onal judgenent should be used to

determine if instrunment cross-contam nation

has affected any positive conpound
i dentification.

Tentatively ldentified Conpounds (Form | HCV-TIC

9.1 Are all Tentatively Identified Conpound Forns
(Form1-HVC) present; and do listed TICs
i ncl ude scan nunber or retention tine,
estimated concentration and "JN' qualifier?

9.2 Are the mass spectra for the tentatively
identified conpounds and associ ated "best
mat ch"” spectra included in the sanpl e package
for each of the foll ow ng:

a. Sanpl es and/or fractions as appropriate?
b. Bl anks?

ACTI ON: If any TIC data are m ssing, take action as

specified in 3.1 above.

ACTI ON: Add "JN' qualifier if m ssing.

9.3 Are any TCL conpounds (fromany fraction) listed
as TI C conpounds (exanple: 1, 2-dinethyl benzene is
xyl ene - a VOA TCL analyte - and should not be
reported as a TIC)?

ACTI ON: Flag wwth "R' any TCL conpound listed as a

TI C
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Dat e: January,

Revi si on:

0

1993

YES NO NA

9.4 Are all ions present in the reference nmass
spectrumwith a relative intensity greater than
10% al so present in the sanple nass spectrunf®? [ ]

9.5 Do TIC and "best match" standard relative ion
intensities agree within 20% [ 1]

ACTI ON: Use professional judgenent to detern ne

acceptability of TICidentifications. If it
is determned that an incorrect identification
was made, change identification to "unknown"
or to sone |less specific identification
(exanpl e: "substituted benzene") as

appropri ate.

Al so, when a conpound is not found in any bl ank,
but is detected in a sanple and is a suspected
artifact of a common | aboratory contani nant,

the result should be qualified as unusabl e

("R'). Some common | aboratory contam nants

include CO, (mMz = 44), siloxanes nfz = 73),

hexane, al dol condensati on products of acetone,

sol vent preservatives (such as cycl ohexene and

rel ated by-products: cycl ohexanone, cycl ohexanol,

chl orocycl ohexene, etc.) and certain freons.

10.0 Conpound Quantitation and Reported Detection Limts

10.1

Are there any transcription/calculation errors in
Form 1 results? Check at |east two positive

val ues. Verify that the correct internal standard,
guantitation ion, and RRF were used to calcul ate
Forml results. Wre any errors found?

[

]

10.2 Are the CRQ.s adjusted to reflect sanple dilutions
(check the "Conversion Factors" on FormlIs for
accuracy) ? [ ]

ACTI ON: If errors are large, call lab for

expl anation/resubmttal, nake any necessary
corrections and note errors under
"Concl usi ons".

ACTI ON: When a sanple is analyzed at nore than one

dilution, the |lowest CRQLs are used (unless a
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

QC problem dictates the use of the higher
CRQL data fromthe diluted sanple anal ysis).
Repl ace concentrati ons that exceed the
calibration range in the original analysis by
crossing out the "E'" and its associ ated val ue
on the original Forml and substituting the
data fromthe analysis of the diluted sanple.
Specify which FormI| is to be used, then draw
a red "X' across the entire page of all Form
| s that should not be used, including any in
the summary package.

11.0 GC/MS Initial Calibration (FormWVl)

11.1 Are the Initial Calibration Forns (Form VI HCV),
chromat ograns and data system printouts (quant
reports) present and conplete for the volatile
initial calibration standards at concentrations
of 20, 50, 100, 150 and 200 ug/l? [ ]

ACTI ON: If any initial calibration data are m ssing,
take action specified in 3.1 above.

11.2 Are all the response factors stable for VOA' s over
the entire concentration range of the calibration
(% Rel ative Standard Deviation (%RSD) < 30.0% ? [ ]

ACTI ON: Circle all outliers in red.

NOTE: Al t hough 11 VOA conpounds have a m ni num RRF
and maxi mum %RSD as specified on FormVl HCV,
the technical criteria are the sanme for al
anal yt es.

ACTI ON: I f 9YRSD > 30.0% qualify associated positive
results for that analyte "J" and non-detects
usi ng professional judgenent. Wen RSD > 90%
flag all non-detects for that analyte "R "

unusabl e.

NOTE: Anal ytes previously qualified "U" for blank
contam nation are still considered as "hits"
when qualifying for initial calibration
criteria.
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H GH CONCENTRATI ON METHCD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

11.3 Are the RRFs above 0.05 for all TCL anal ytes? [ ]
Act i on: Circle all outliers in red.
Act i on: If any RRF are < 0.05, qualify associated

non-detects as unusable, "R " and fl ag
associ ated positive data as estimted, "J."

11.4 Are there any transcription/calculation errors
in the reported rel ative response factors (RRF),
aver age response factors (RRF), or 9%RSD?
(Cal cul ate at |east 2 val ues using raw data.
If errors are found, check nore.) [ ]
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

ACTI ON: Circle errors in red.

ACTI ON: If errors are large, call the lab for
expl anation/resubmttal. Make any
necessary corrections and note errors
under " Concl usi ons".

12.0 GO/ Ms Continuing Calibration (Form VIl HCV)

12.1 Are the Continuing Calibration Forns
(Form VIl HCV) present and conplete
for the VOA fraction? [ ]

12.2 Has a continuing calibration standard been
anal yzed for every twelve hours of period of
sanpl e anal ysis per instrunent? [ 1]

ACTI ON: Li st below all sanples that were not
anal yzed within twelve hours of the
previ ous continuing calibration standard.

ACTI ON: If any fornms are m ssing or no continuing
calibration standard has been anal yzed within
twel ve hours of every sanple analysis, cal
| ab for explanation/resubmttal. If continuing
calibration data are not available, flag al
associ at ed sanpl e data as unusable, "R "

12.3 Is the % Difference (%) between the initial and
continuing RRF > 25% for any VOA TCL anal yte? [ ]

ACTI ON: Circle all outliers in red.

ACTI ON: Qualify both positive results and non-detects
for the outlier conpound(s) as estinated.
When % i s above 90% qualify all non-detects
for that anal yte as unusable, "R "
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13.0

H GH CONCENTRATI ON METHCD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

12.4 Is the RRF < 0.05 for any vol atile conpounds? [ ]

ACTI ON: Circle all outliers in red.

ACTI ON: If the RRF < 0.05, qualify associ ated non-
detects as unusable,"R " and associ at ed
positive results as estimated, "J."

12.5 Are there any transcription/calculation errors
in the reported average response factors (RRF),
relative response factors (RRF), or % difference
(%) between initial and continui ng RRFsS?
(Calcul ate at | east two values fromraw data;
If errors are found, check nore.) [ ]

ACTI ON: Circle errors in red.

ACTI ON: If errors are large, call the lab for
expl anation/resubmttal. Make any
necessary corrections and note errors
under " Concl usi ons".

| nternal Standard (Form VIII HCV)

13.1 Are the internal standard areas (Form Vi1l HCV)
of every sanple and blank wthin the upper and
lower limts (-50%to + 100% for each continuing
cal i bration? [ ]

ACTI ON: List all the outliers bel ow

Sanpl e# I nternal Std Ar ea Lower Limt Upper Limt
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H GH CONCENTRATI ON METHCD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

(Attach additional sheets if necessary.)
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

ACTI ON: 1. If the internal standard area count is
outside the upper or lower Iimt, flag
all positive results quantitated with
this internal standard with a "J."

2. Non-detects associated with IS area
counts > 100% shoul d not be qualified.

3. If ISareais belowthe lower limt
(< 50%, qualify all associated non-
detects (U values) "J". If extrenely |ow
area counts are reported, (< 25%, or if
performance exhibits a major abrupt drop
off, flag all associated non-detects as
unusable ("R').

13.2 Are the internal standard retention tinmes in
each sanple within 30 seconds of the corres-
ponding retention tines in the associ ated
cal i bration standard? [ ]

ACTI ON: Pr of essi onal judgenent should be used to
qualify sanple data if the internal standard
retention tinmes differ by nore than 30 seconds.

14.0 Field Duplicates

15.1 Were any field duplicates submtted
for H gh Conc. VOA anal ysis? [ ]

ACTI ON: Conpare the field duplicates and cal cul ate
the relative percent difference between the
correspondi ng positive results.

ACTI ON: Any gross variation between field duplicate
results nust be addressed in the revi ewer
narrative. However, if large differences
exist, confirmthe identification of the
field duplicates by contacting the sanpler.
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0

3

0

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Dat e:
Revi s

January, 1993
ion: O

YES NO NA

PART B: H GH CONCENTRATI ON EXTRACTABLE ANALYSES
Traffic Reports and Laboratory Narrative
1.1 Are the Traffic Report Forns present for [ ]
all sanpl es?
ACTI ON: I f no, contact |lab for replacenent of m ssing

or illegible copies.

1.2 Do the Traffic Reports or
any problens wth sanple

Lab Narrative indicate
recei pt, condition

of sanples, anal ytical problens or special

ci rcunstances affecting t

ACTI ON: I f sanpl es were not
| aboratory, flag al
and all non-Detects

NOTE: | f any sanples were

anmount of the main s

he quality of the data?

I ced upon receipt at the
| positive results "J"
Ilw. n

[ ]

mul ti phasic, containing a
separate phase which is at |least 10% of the

anpl e, the phases shoul d

have been separated and anal yzed as i ndi vi dual

subsanpl es.

Does the | aboratory narrative or extraction |og

contain a record of sanpl

ACTI ON: | f not, contact the

e pH determ nations?

| ab for explanation/

resubm ttals. If the data i s unavail abl e,

or sanple pH was not

properly adjusted prior

to extraction, use professional judgenent to

determ ne the effect

on anal ytical results

and docunment this in the data assessnent.

Hol di ng Ti nes

[ ]

2.1 Have any Extractables holding tines been exceeded,
determined fromvalidated tinme of sanple receipt

(VISR) to date of analys

s ?
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

ACTI ON: The contract requires extracts to be anal yzed

wi thin 40 days of VISR If holding tines are
exceeded, flag all positive results as estinmated,
"J" and sanple quantitation limts as estimated,
"Ul", and docunent in the narrative that hol ding
times were exceeded. |If analyses were done nore
t han 14 days beyond holding tine, either on the
first analysis or upon re-analysis, the

revi ewer nust use professional judgenent to
determine the reliability of the data and the
effects of additional storage on the sanple
results. At a mninum all results nust be
qualified "J," but the reviewer may determ ne

t hat non-detect data are unusable, "R " [f

hol ding tinmes are exceeded by nore than 28

days, all non detect data are unusable, "R "

3.0 Extractable Surrogate Recovery (Form Il HCE)

3.1 Are the Extractable Surrogate Recovery Sunmaries
(Form 1l HCE) present and conplete, with al
Extractabl es sanples |isted on the proper sumary
form for each of the follow ng matrices:

a. Water M scible Liquids (WW)? [ ]
b. Water |mm scible Liquids (WL)? [ ]
C. Sol i ds? [ ]

ACTION: Call lab for explanation/ resubmttals. |If
m ssing deliverabl es are unavail abl e,
docunent the effect in the data assessnents.

3.2 Wre outliers marked correctly with an asterisk? [ ]

ACTION: Circle all outliers in red pencil.

3.3 Wre two or nore Extractabl es surrogate conpound
recoveries outside of contract specifications for
any sanple, QC sanple, or nethod bl ank? [ 1]

If yes, were sanples re-analyzed? [ ]
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Date: January, 1993
Revision: O
YES NO NA
Were met hod bl anks re-anal yzed? [ ]

ACTI ON:

3.4 |If

If all extractable surrogate recoveries

are > 10% but two within the base-neutral or
acid fraction do not neet SOW specifications,

for the affected fraction only (i.e. base-neutral
or acid conpounds)

1. Qualify all positive results as estimated,
IIJ. n

2. Qualify all non-detects as estimted
detection limts, "UJ," where the recovery
is less than the | ower acceptance limt.

3. If surrogate recoveries are above the upper
acceptance limts, do not qualify non-
det ects.

any system nonitoring conpound recovery is < 10%

1. Flag all positive results for the affected fraction
as estimated, "J."

2. Flag all non-detects as unusable, "R "

Pr of essi onal judgenent should be used to
qualify data that only have nmethod bl ank
surrogate recoveries out of specification in
both original and re-anal yses. Check the
internal standard areas.

3.5 Are there any transcription/cal cul ation
errors between raw data and Forml1? [ ]

ACTI ON:

If large errors exist, call lab for

expl anation/resubmttal. Make any necessary
corrections and note errors in the data
assessment.

Extractable Control WNatrix Spi ke Recovery (Form 11l HCE)

4.1 |Is the Extractable Control Matrix Spi ke Recovery
Form (Form 111 HCE) present? [ ]
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Revision: 0O
YES NO NA

4.2 Were matrix spi kes analyzed at the required
frequency for each of the follow ng matrices:

a. \Water Mscible Liquid (WL)? [ ]
b. Water Immiscible Liquid (WL)? [ ]
C. Solid ? [ ]

ACTION: If any matrix spike data are m ssing, take the
action specified in 3.1 above.

ACTI ON:  Check cal cul ati ons, surrogates, M solutions, and
i nstrument perfornmance.

4.3 How many Extractabl es spike recoveries are outside QC
[imts?
WML WL Solids

out of 13 _____out of 13 _____out of 13

ACTION: No action is taken based on CV5 data al one.
However, using informed professional judgenent,
the CM5 results may be used in conjunction
wth other QC criteria to determ ne the need
for qualification of the data.

5.0 Extractable Method Bl ank (Form |V HCE)

5.1 |Is the Method Bl ank Summary (Form |V HCE)
present ? [ ]

5.2 Frequency of Analysis: for the analysis
of Extractables TCL conpounds, has a reagent/nethod
bl ank been anal yzed for each SDG or every
20 sanples of simlar matrix whichever is nore
frequent ? [ ]

5.3 Has an Extractabl es nethod/instrunent blank been
anal yzed at | east once every twelve hours for each
GC/ M5 system used? [ ]
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STANDARD OPERATI NG PROCEDURE
Dat e:
Revi si

January,

on:

0

1993

YES NO NA

ACTI ON: | f any nmethod bl ank data are m ssing, cal
| ab for explanation/ resubmttal. |If method
bl ank data are not available, qualify as un-
usable, "R " all associated positive data.
However, using professional judgenent, the
data reviewer may substitute field or rinse
bl ank data for m ssing nethod bl ank data.

5.4 Chromat ography: review the blank raw data -
chromatogranms (RICs), quant reports or data system
printouts and spectra.

| s the chromat ographi c performance (baseline
stability) for each instrunment acceptable
for Hi gh Conc. Extractables?

ACTI ON: Use professional judgenent to
determ ne the effect on the data.

Cont am nati on

NOTE: "Wat er bl anks", "drill blanks", and
distilled water bl anks" are validated |ike
any other sanple, and are not used to qualify
data. Do not confuse themw th the other QC
bl anks di scussed bel ow.

6.1 Do any nethod/instrunent/reagent bl anks have
positive results (TCL and/or TIC) for Extractabl es?
When applied as described bel ow, the contam nant
concentration in these blanks are corrected for
t he sanpl e conversion factor (which includes the
sanple dilution factor, if any).

[

]

[

]

6.2 Do any field/trip/rinse blanks have positive
Extractables results (TCL and/or TICs)?

ACTI ON: Prepare a list of the sanples associated with
each of the contam nated bl anks.
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Date: January, 1993
Revision: 0O

YES NO NA

NOTE: Al field blank results associated with a
particul ar group of sanples (my exceed one
per case) nust be used to qualify data.
Bl anks may not be qualified because of
contam nation in another blank. Field Bl anks
nmust be qualified for system nonitoring
conpound, instrunent performance criteria,
spectral or calibration QC problens.
ACTI ON: Follow the directions in the table belowto
qualify TCL results due to contam nation. Use
the largest value fromall the associated bl anks.
| f any of the blanks are grossly contan nated,
al | associ ated sanple data should be qualified
as unusabl e.
BLANK Sanpl e conc < CRQL | Sanpl e conc > CRQL | Sanpl e conc >
CONTAM NATI ON | and < 10x bl ank but < 10x bl ank CRQL and > 10x
resul t resul t bl ank result
Pht hal at es Report CRQ. and Flag sanple result | No qualification
qualify "U' wth a"U IS necessary
Sanpl e conc < CRQ | Sanpl e conc > CRQL | Sanpl e conc > CRQL
and < 5x Dbl ank but < 5x bl ank and > 5x Dbl ank
result resul t result
O her Report CRQL and Flag sanple result | No qualification
contam nants qualify "uU wth a"U IS necessary

NOTE:

ACTI ON:

Anal ytes qualified "U'" for blank contam nation
are still considered as "hits" when qualifying
for calibration criteria.

For TIC conpounds, if the concentration

in the sanple is less than five tines the
concentration in the npst contam nat ed
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STANDARD OPERATI NG PROCEDURE

Dat e:
Revi si on:

associ ated bl ank, flag the sanple data "R’
(unusabl e).

6.3 Are there field/rinse/equipnent blanks
associated wth every sanpl e?

ACTI ON: Note in data assessnent that there is no
associ ated field/rinse/equi pnment bl ank.

Exception: sanples taken froma drinking
water tap do not have associated field
bl anks.

GC/ M5 Tuni ng _and Mass Cali bration (Form V HCE)

7.1 Are the GO MS Tuning and Mass Calibration

[

January, 1993

]

0

Fornms (FormV HCE) present for Decafl uorotriphenyl -

phosphi ne (DFTPP) ?

7.2 Are the enhanced bar graph spectrum and
mass/ charge (mz) listing for the DFTPP
provi ded for each 12 hour shift?

7.3 Has an instrunent performance conpound been
anal yzed for every twelve hours of sanple
anal ysi s per instrunent?

ACTI ON: List the date, tine, instrunent |ID, and

sanpl e nunber(s) for which no associ ated
GC/ M5 tuning data are avail abl e.

DATE TI ME I NSTRUMVENT

SAVPLE NUVBER( S)

ACTI ON: I f lab cannot provide m ssing data, reject
(qualify "R') all data generated outside an
acceptabl e twel ve hour calibration interval.

7.4 Have the ion abundances been nornmalized to
mz 198 ?
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Dat e:

January,

Revi sion: O

ACTI ON: | f mass assignnment is in error, qualify al
associ ated data as "R', (unusabl e).

7.5 Have the ion abundance criteria been net for
each instrunent used?

ACTI ON: List all data which do not neet ion abundance
criteria (attach a separate sheet).

ACTI ON: | f ion abundance criteria are not net, the
Region |1 TPO nust be notified.

7.6 Are there any transcription/calculation errors
between mass |lists and Form Vs? (Check at | east
two values but if errors are found, check
nore.)

7.7 Have the appropriate nunber of significant
figures (two) been reported?

ACTI ON: If large errors exist, call lab for
expl anation/resubmttal, nake necessary
corrections and docunent the effect in
t he data assessnents.

7.8 Are the spectra of the mass cali bration
conpound accept abl e?

ACTI ON: Use professional judgenent to detern ne
whet her associ ated data shoul d be accept ed,
qualified, or rejected.

Tar get Conpound List (TCL) Analytes (Form | HCE)

8.1 Are the Organic Analysis Data Sheets (Form | HCE)
Extract abl es chromat ograns, mass spectra for the
identified conpounds and the data system printouts
(quant reports) included in the sanple package
for each of the foll ow ng:

a. Sanpl es and/or fractions as appropriate?

1993

YES NO NA

[

]

[ ]

[

]

[

]

[

]

b. Matri x spi kes?

[

]

C. Bl anks?

[

]
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Date: January, 1993
Revision: O
YES NO NA
ACTI ON: | f any data are m ssing, take action

specified in 3.1 above.

8.2 Are the Conversion factors entered in the Form|'s?
[ ]

NOTE: Check the cal cul ati on of the Conversion Factor
for at | east two sanpl es.

8.3 Are the response factors shown in the quant

report? [ ]
8.4 Has GPC cl eanup been perforned on all sanple

extracts? [ ]
ACTI ON: | f data suggests that GPC was not

performed, use professional judgenent. Make
note in "Contract Probl ens/Non-conpliance".

8.5 |Is chromatographic performance acceptable with
respect to:

Baseline stability? [ ]

Resol ution? [ ]

Peak shape? [ ]

Ful | -scal e graph (attenuation)? [ 1]

G her: ? [ ]
ACTI ON: Use professional judgenent to determine the

acceptability of the data.

8.6 Are the | ab-generated standard nmass spectra
of the identified Extractabl es conpounds present

for each sanpl e? [ ]
ACTI ON: | f any mass spectra are m ssing, take action
specified in 3.1 above. |If |ab does not

generate their own standard spectra, nake
note in "Contract Probl ens/ Non-conpliance".
| f spectra are mssing reject all positive data.
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0

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

8.7 |Is the RRT of each reported conpoun
0.06 RRT units of the standard RRT
continuing calibration?

8.8 Are all ions present in the standar
spectrumat a relative intensity gr
than 10% al so present in the sanple
spect runf?

8.9 Do sanple and standard relative ion
intensities agree within 20%

ACTI ON: Use professional judgenent to
acceptability of data. |If it
that incorrect identifications
such data should be rejected (
(presunptive evidence of the

Dat e:
Revi s

d within
in the

d nmass
eat er
nmass

det er m ne

is determ ned
wer e made, al
R), flagged "N
presence of the

conpound) or changed to not detected (U) at

the calculated detection limt
be positively identified, the
conply with the criteria liste
8.7, 8.8, and 8.9 above.

) In order to
dat a nust
d in sections

ACTI ON: When sanple carry-over is a possibility,

pr of essi onal judgenent shoul d

be used to

determine if instrunent cross-contam nation
has affected any positive conpound

identification.

Tentatively ldentified Conpounds (Forml

HCE- T1 C)

9.1 Are all Tentatively Identified Conpound Forns

(Form1-HCE) present; and do listed
i ncl ude scan nunber or retention ti

TI Cs
rrey

estimated concentration and "J" qualifier?

NOTE: Add the "N' qualifier to all TICs which

are identified by a CAS No.

9.2 Are the nass spectra for the tentat
identified conpounds and associ at ed

ively
"best

mat ch" spectra included in the sanpl e package

for each of the foll ow ng:

a. Sanpl es and/or fractions as appropriate?
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STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

b. Bl anks? [ ]

ACTI ON: If any TIC data are m ssing, take action as
specified in 3.1 above.

ACTI ON: Add "JN' qualifier if m ssing.
9.3 Are any TCL conpounds (fromany fraction) listed

as TI C conpounds (exanple: 1, 2-dinethyl benzene is
xyl ene - a Extractables TCL anal yte - and shoul d

not be reported as a TIC)? [ ]

ACTI ON: Flag wwth "R' any TCL conpound listed as a
TI C

9.4 Are all ions present in the reference nass

spectrumwith a relative intensity greater than

10% al so present in the sanple nass spectrunf®? [ ]
9.5 Do TIC and "best match" standard relative ion

intensities agree within 20% [ ]
ACTI ON: Use professional judgenent to determn ne

acceptability of TICidentifications. If it
is determned that an incorrect identification
was made, change identification to "unknown"
or to sone |less specific identification
(exanpl e: "substituted benzene") as

appropri ate.

When a conpound is not found in any bl ank, but

is detected in a sanple and is a suspected artifact of a
comon | aboratory contam nant, the result shoul d be
qualified as unusable ("R'). Sone conmon | aboratory
contam nants include CO, (mMz = 44), siloxanes mz = 73),
hexane, al dol condensati on products of acetone,

sol vent preservatives (such as cycl ohexene and

rel ated by-products: cycl ohexanone, cycl ohexanol,

chl orocycl ohexene, etc.) and certain freons.

10.0 Conpound Quantitation and Reported Detection Limts

10.1 Are there any transcription/calculation errors in
Form 1 results? Check at |east two positive
val ues. Verify that the correct internal standard,
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STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O
YES NO NA

gquantitation ion, and RRF were used to cal cul ate
Forml results. Wre any errors found? [ ]

10.2 Are the CRQ.s adjusted to reflect sanple dilutions
(check the "Conversion Factors" on Formls for
accuracy) ? [ ]

ACTI ON: If errors are large, call lab for
expl anation/resubmttal, nake any necessary
corrections and note errors under
"Concl usi ons".

ACTI ON: Wen a sanple is analyzed at nore than one
dilution, the |lowest CRQLs are used (unless a
QC problemdictates the use of the higher
CRQL data fromthe diluted sanple anal ysis).
Repl ace concentrations that exceed the
calibration range in the original analysis by
crossing out the "E' and its associ ated val ue
on the original FormI| and substituting the
data fromthe analysis of the diluted sanple.
Specify which Form| is to be used, then draw

a red "X' across the entire page of
all Formls that should not be used, including
any in the sunmary package.

11.0 GC/MS Initial Calibration (FormVl HCE)

11.1 Are the Initial Calibration Forns (Form VI HCE),
chromat ograns and data system printouts (quant
reports) present and conplete for the extractable
initial calibration standards at concentrations
of 50, 80, 160 ny/l? [ ]

ACTI ON: If any initial calibration data are m ssing,
take action specified in 3.1 above.

11.2 Are all the response factors stable for Extractables's
over the entire concentration range of the
calibration (% Rel ative Standard Devi ati on
(9RSD) < 30.09% ? [ ]

ACTI ON: Circle all outliers in red.

NOTE: Al t hough 11 Extractabl es conpounds have a
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Date: January, 1993
Revision: 0O

YES NO NA

m ni mum RRF and maxi num %RSD as specified
on Form VI HCV, the technical criteria are
the sane for all anal ytes.

ACTI ON: I f 9YRSD > 30.0% qualify associated positive
results for that analyte "J" and non-detects
usi ng professional judgenent. Wen RSD > 90%
flag all non-detects for that analyte "R "

unusabl e.

NOTE: Anal ytes previously qualified "U" for blank
contam nation are still considered as "hits"
when qualifying for initial calibration
criteria.

11.3 Are the RRFs above 0.05 for all TCL anal ytes? [ ]

Act i on: Circle all outliers in red.

Act i on: If any RRF are < 0.05, qualify associated

non-detects as unusable, "R " and fl ag
associ ated positive data as estimted, "J."

11.4 Are there any transcription/calculation errors
in the reported rel ative response factors (RRF),
aver age response factors (RRF), or 9YRSD?
(Cal cul ate at |east 2 val ues using raw data.
If errors are found, check nore.) [ ]

ACTI ON: Circle errors in red.

ACTI ON: If errors are large, call the lab for
expl anation/resubmttal. Make any
necessary corrections and note errors
under " Concl usi ons".

12.0 GC/ M5 Continuing Calibration (Form VIl HCE)

12.1 Are the Continuing Calibration Forns
(Form VIl HCE) present and conplete
for the Extractables fractions? [ ]

12.2 Has a continuing calibration standard been
anal yzed for every twelve hour period of
sanpl e anal ysis per instrunent? [ 1]
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Date: January, 1993
Revision: 0O

YES NO NA
ACTI ON: Li st below all sanples that were not

anal yzed within twelve hours of the
previ ous continuing calibration standard.

ACTI ON: If any fornms are m ssing or no continuing
calibration standard has been anal yzed within
twel ve hours of every sanple analysis, cal
| ab for explanation/resubmttal. If continuing
calibration data are not available, flag al
associ at ed sanpl e data as unusable, "R "

12.3 Is the % Difference (%) between the initial average and
continuing RRF > 25% for any Extractables TCL
anal yte? [ ]

ACTI ON: Circle all outliers in red.

ACTI ON: Qualify both positive results and non-detects
for the outlier conpound(s) as estinated.
When % is above 90% qualify all non-detects
for that anal yte as unusable, "R "

12.4 Is the RRF < 0.05 for any vol atile conpounds? [ ]

ACTI ON: Circle all outliers in red.

ACTI ON: If the RRF < 0.05, qualify associ ated non-
detects as unusable,"R " and associ at ed
positive results as estimated, "J."

12.5 Are there any transcription/calculation errors
in the reported average response factors (RRF),
relative response factors (RRF), or %difference
(%) between initial and continui ng RRFsS?
(Calcul ate at |east two values fromraw data;
If errors are found, check nore.) [ ]

ACTI ON: Circle errors in red.
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STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

ACTI ON: If errors are large, call the lab for
expl anation/resubmttal. Make any
necessary corrections and note errors
under " Concl usi ons".

13.0 Internal Standard (Form VI11 HCE)

13.1 Are the internal standard areas (Form VIl HCE)
of every sanple and blank wthin the upper and
lower limts (-50%to + 100% for each continuing
cal i bration? [ ]

ACTI ON: List all the outliers bel ow

Sanpl e# Internal Std Ar ea Lower Limt Upper Limt

(Attach additional sheets if necessary.)

ACTI ON: 1. If the internal standard area count is
outside the upper or lower Iimt, flag
all positive results quantitated with
this internal standard with a "J."

2. Non-detects associated with IS area
counts > 100% shoul d not be qualified.

3. If ISareais belowthe lower limt
(< 50%, qualify all associated non-
detects (U values) "J". If extrenely |ow
area counts are reported, (< 25%, or if
performance exhibits a major abrupt drop
off, flag all associated non-detects as
unusable ("R").
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Date: January, 1993
Revision: 0O

YES NO NA

13.2 Are the internal standard retention tinmes in
each sanple within 30 seconds of the corres-
ponding retention tines in the associ ated
cal i bration standard? [ ]

ACTI ON: Pr of essi onal judgenent should be used to
qualify sanple data if the internal standard
retention tinmes differ by nore than 30 seconds.

14.0 Field Duplicates

15.1 Were any field duplicates submtted
for Hi gh Conc. Extractabl es anal ysis? [ ]

ACTI ON: Conpare the field duplicates and cal cul ate
the relative percent difference between the
correspondi ng positive results.

ACTI ON: Any gross variation between field duplicate
results nust be addressed in the revi ewer
narrative. However, if large differences
exist, confirmthe identification of the
field duplicates by contacting the sanpler.
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STANDARD OPERATI NG PROCEDURE

Dat e:

January, 1993

Revi sion: O

PART C. AROCLOR/ TOXAPHENE ANALYSI S

Traffic Reports and Laboratory Narrative

1.1 Are Traffic Report

sanpl es?

ACTI ON:

Fornms present for all

If no, contact |ab for replacenent of
m ssing or illegible copies.

1.2 Do the Traffic Reports or SDG Narrative
i ndi cate any problens with sanple receipt,
condition of the sanples, analytica

probl ens or speci al

ci rcunst ances affecting

the quality of the data?

ACTI ON:

I f sanpl es were not

I ced upon receipt at

the | aboratory, flag all positive results
"J" and all non-detects "UJ".

1.3 High concentration sanples are initially
separated into individual phases. An aliquot
of each phase is transferred to a separate
vial and labelled wth

identifier

Hol di ng Ti nes

a uni que phase

(HC SOW B- 23).

2.1 Have any PCB/ TOX technical holding tines,
determ ned fromdate of validated tine of
sammpl e recei pt (VISR

been exceeded?

Soni cation extraction of sanples for

PCB/ TOX anal ysis nmust be started within
7 days of VTSR
Extracts nust be anal yzed within 40 days of
extraction.
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STANDARD OPERATI NG PROCEDURE
Dat e: January,
Revi sion: O

YES NO

ACTION: If technical holding tinmes are exceeded,
flag all positive results as estinmated
(J) and sanple quantitation limts (UJ)
and docunent in the narrative that hol ding
times were exceeded.
I f anal yses were done nore than 14 days
beyond holding tinme, either on the first
anal ysis or upon re-analysis, the reviewer
must use professional judgenent to determ ne
the reliability of the data and the effects
of additional storage on the sanple results.
At a mnimum all the data should at | east
be qualified "J", but the reviewer may
determ ne that non-detects are unusable (R

Surrogat e Recovery (Form 11 HCA)

3.1 1Is the Aroclor surrogate recovery form
(Form 1l HCA) present? [ 1]

1993

N A

ACTION: Call lab for explanation/resubmttals.
| f m ssing deliverables are unavail abl e,
docunent effect in data assessnents.

3.2 Were outliers marked correctly with an
asterisk? [ ]

ACTION: Circle all outliers in red pencil.

3.3 Wre surrogate recoveries of TMX or DCB
outside of the contract specification for
any sanple or blank? (40-120% ? [ ]

ACTION: No qualification is done if surrogates
are diluted out. If recovery for both
surrogates is below the contract limt,
but above 10% flag all results for that
sanple "J". If recovery is < 10%for
ei ther surrogate, qualify positive
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4.0

3.4

NOTE:

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Dat e:
Revi s

results 'J" and flag non-detects "R".

If recovery is above the contract advisory
limts for both surrogates qualify positive
val ues "J".

Were surrogate retention tinmes (RT) within
t he wi ndows established during the initial
3-point calibration?

Average RT of surrogate nust be
cal cul ated using all 26 injections
of initial calibration.

ACTION: If the RT limts are not net, the

3.5

NOTE:

anal ysis may be qualified unusable (R)
for that sanple on the basis of
pr of essi onal judgenent.

Are there any transcription/cal cul ation
errors between raw data and Form 11 ?

Mean response for each surrogate in
low point initial calibration analysis
is used as surrogate CF.

ACTION: If large errors exist, call lab for

4.2

expl anation/resubmttal. Make any
necessary corrections and docunent
effect in data assessnents.

AROCLOR CONTROL MATRI X SAMPLE ((CVB)

s the Aroclor Control Matrix Sanple (CVB)
Recovery Form (Form I 11-HCA) present?

Was the CMS anal yzed at the required fre-
gquency (once per SDG or every 20 sanpl es)
for the H gh Conc. Aroclor fraction?

37 - Arocl or/ Toxaphene

January, 1993
ion: O

YES NO NA

[ ]

[ ]

[ ]




5.0

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA
ACTION: If any CMS data are mi ssing, take the
action specified in 3.1 above.

ACTI ON:  Check cal cul ati ons, surrogates, CMS
sol utions and instrunment performance.

Bl anks (Form |V HCA)

5.1 |Is the Method Bl ank Summary (Form |V HCA)
present ? [ ]

5.2 Frequency of Analysis: For the analysis of
Arocl or/ Toxaphene conpounds, has a
met hod bl ank been anal yzed concurrently
for each SDG or every 20 sanples or each
extraction batch, whichever is nore
frequent ? [ ]

ACTION: If any blank data are m ssing, take the
action specified above in 3.1. If blank
data is not available, reject (R al
associ ated positive data.

However, using professional judgenent,
the data reviewer may substitute field
bl ank data for m ssing nethod bl ank data.

5.3 A separate blank and Form 1V shoul d be present
if sulfur clean-up was not perforned on all of
the sanples in an extraction batch. Therefore
sone sanples wll be listed on two bl ank summary
forms, once under nethod bl ank and once under
sul fur clean-up blank. Is this
addi tional blank and Form 1V present? [ ]

ACTION: If sul fur blank data and Form 1V are m ssing,
take the action specified in 3.1 above.

5.4 Has a Aroclor instrunent blank been anal yzed

at the beginning and end of every 12 hr. period
following the initial calibration sequence
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6.0

H GH CONCENTRATI ON METHOD
STANDARD OPERATI NG PROCEDURE

Dat e:
Revi s

(m ni mum contract requirenent)?

January, 1993
ion: O

YES NO NA

[ ]

5.5 A separate instrunent blank form nust be
submtted for each instrunent blank anal yzed
Wi th appropriate sanples listed for each bl ank
Are the additional Form I V-HCA-2 present?

ACTION: If any blank data are mssing, call lab
for explanation/resubmttals. If mssing
del i verabl es are unavail abl e, docunent
the effect in data assessnents.

5.6 Chromat ography: review the blank raw data -
chromat ograns, quant reports or data system
printouts.

| s the chronmat ographi c perfornmance (baseline
stability) for each instrunment acceptable for
Arocl ors and Toxaphene?

ACTI ON: Use professional judgenent to determ ne
the effect on the data.

Cont am nati on

NOTE: "Water blanks", "distilled water bl anks"
and "drilling water blanks" are validated
i ke any other sanple and are not used to
qualify the data. Do not confuse themwth
the ot her QC bl anks di scussed bel ow.

6.1 Do any nethod/instrunent/cl eanup bl anks have
positive results for Aroclors/ Toxaphene? Wen
appl i ed as described bel ow, the contam nant
concentration in these blanks are nmultiplied
by the sanple dilution factor.

6.2 Do any field/rinse blanks have positive
Arocl or/ Toxaphene results?

ACTI ON: Prepare a list of the sanples associ ated

with each of the contam nated bl anks.
(Attach a separate sheet)
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NOTE:

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Dat e:

Al field blank results associated to a
particul ar group of sanples (may exceed one
per case or one per day) may be used to
qual ify data. Blanks may not be qualified
because of contam nation in another bl ank.

Fi el d bl anks nmust be qualified for surrogate,

or calibration QC problens.

ACTION: Follow the directions in the table below to

qualify TCL results due to contam nation

January,
Revi si on:

Use
the largest value fromall the associated bl anks.

1993

YES NO NA

Sanpl e conc > CRQL Sanple conc < CRQL & Sanple conc > CRQL

but < 5x bl ank is < 5x blank val ue & > 5x bl ank val ue

7.

0

Fl ag sanple result Report CRQL & No qualification
with a"U'; qualify "U' I s needed
NOTE: If gross blank contam nation exists,

all data in the associ ated sanpl es

shoul d be qualified as unusable (R).
6.3 Are there field/rinse/equipnment blanks

associated wth every sanpl e? [ ]

ACTI ON: Note in data assessnment that there is no

7.

1

associ ated field/rinse/equi pnment bl ank.
Exception: sanples taken froma drinking
water tap do not have associated field
bl anks.

Cali bration and GC Performance

Are the follow ng gas chromatograns and data
systens printouts for both col unms present
for all sanples, blanks?

a. peak resolution check

b. performance eval uation standards
(Continuing Calibration check)
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H GH CONCENTRATI ON METHCD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

c. aroclor 1016/1260 [ ]
d. aroclors 1221, 1232, 1242, 1248, 1254 [ ]
e. toxaphene [ ]
f. low level individual mxtures A & B [ ]
g. instrunent bl anks [ ]

ACTION: If no, take action specified in 3.1 above.

7.2 Are Fornms VI HCA-1-2 present and conplete
for each colum and each anal yti cal sequence? [ ]

Form VI HCA-1 nust be conpleted for each

| evel of the 3 point calibration. Therefor
each sequence should have 3 copies of this form
conpl et ed.

ACTION: If no, take action specified in 3.1
above.

7.3 Are there any transcription/cal culation
errors between raw data and Forns VI ? [ ]

ACTION: If large errors exist, call lab for
expl anation/resubmttal, nake necessary
corrections and docunment effect in data
assessnents.

7.4 The Rel ative Mean Deviation (RVD) for each
peak nmust be < 0.5% Absol ute RT wi ndows
for major peaks are calculated as + 1. 0%
of nmean RT of standard. Are the RT of
standards within RT wi ndows established

during initial calibration? [ ]
ACTI ON: If no, all sanples in the entire anal yti cal
sequence are potentially affected. If no

peaks are found and the surrogates are visible,
non-detects are valid. |If peaks are present
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7.5

7.6

7.7

NOTE:

7.8

H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

and cannot be identified through pattern
recognition or using RT window, qualify
all positive results and non-detects

as unusable (R

Arocl ors and Toxaphene are identified primarily
by pattern recognition, but RT's of 3 to 5
maj or peaks nust be taken into consideration.

Were low | evel m xture of Individual M xture
A & B anal yzed? [ ]

NOTE: Low |l evel m xture of single conponent
pesticides are injected as part of the
cal i bration sequence to establish the
RT of individual pesticides since they
are potential nethod interference.

s Form I X HCA filled out correctly? [ ]
El ution order of conpounds is different on

each colum. RT windows are + 1.5%for

4 BHC and Heptachlor. The remaining

conpounds are + 1.0%

Are the linearity criteria for the initial
anal yses of Arocl ors/ Toxaphene within
limts for both col ums? [ ]

Linearity response is required for each of
the 4 or 5 potential quantitation peaks
selected during initial calibration,

al t hough only 3 peaks are needed for
guantitation.

Form VI HCA-2 nmean RT, nmean CF, and %RSD
val ues are based upon val ues reported on
Form VI HCA- 1.

Are the YRSD val ues for each continuing
calibration (Performnce Eval uati on)
<15% (Form VI -2) [ ]
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

ACTION: If no, check linearity criteria bel ow
If calibration fails criteria, qualify
any associ ated positive results generated
during the anal ytical sequence "J" and
sanple quantitation limts "UJ".

NOTE: Li nearity criteria is based upon
whi ch nethod utilized by the | ab.
There are 3 nethods allowed in SOV
Form VI HCA-2 is conpl eted according
to net hod chosen.

1. Mean CF can be used only is %RSD
s <15%

2. Single segnent calibration Iine,
regression coefficient r(1) should
be >0.975 and Intercept (1) should
be <0. 20.

3. Two segnent calibration |ine,
regression coeffecient (1 & 2)
must be >0.975 and Intercept (1 & 2)
must be <0.20 tines the | ow point
response.

Only 1 of 3 calibration nmethods can be used
to quantitate sanples in any single run.

7.9 Is the resolution between any two adj acent
peaks in the Resolution Check M xture > 60.0%
for both col ums? [ ]

The nmethod calls for a Resolution check to be
anal yzed and pass criteria although no Form
is available in this protocool.

ACTI ON: I f no, positive results for conpounds
that were not adequately resol ved shoul d
be qualified "J". Use professiona
j udgenent to determne if non-detects
which elute in areas affected by co-
el uti ng peaks should be qualified "N' as
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

presunptive evidence of presence or unusable (R

7.10 I's Form VIl HCA present and conplete for
each Performance Eval uati on Standard anal yzed
during the anal ytical sequence for both
col ums? [ ]

There is a specific tinmetable and standard
t hat nust be adhered to by |lab. Check SOW
ARO D-19, sec. 6.4.4.1 for tine table.

ACTION: I f no, take action as specified in
3.1 above.

7.11 Have all sanples been injected within a 12 hr
period beginning wwth the injection of an
| nst rument Bl ank? [ ]

ACTION: If no, use professional judgenent to
determ ne the severity to the effect
on data reliability.

7.12 Are there any transcription/cal cul ation
errors between raw data and Form VI HCA?
(FormVvil, %D). [ ]

ACTION: If large errors exists, call lab for
expl anation/resubmttal, nake any necessary
corrections and docunent effect in data
assessnents under "Concl usions".

7.13 Do all standard retention tines for each
Continuing Calibration Standard fall within
the wi ndows established by the initial
calibration sequence? (+ 1.0% of nmean RT
of initial calibration) [ ]

ACTION: If no, beginning with the sanpl es which
followed the last in-control standard,
check to see if the chromatograns contain
peaks wi thin an expanded w ndow surroundi ng
the expected retention tines. |If no peaks
are found and the surrogates are visible,
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

non-detects are valid. |If peaks are present
and cannot be identified through pattern
recognition or using RT window, qualify

all positive results and non-detects

as unusable (R

7.14 Are RPD values for all Evaluation
standard conpounds < 20. 0% [ 1]

ACTION: If the RPD is >20.0% for the conpound
bei ng quantitated, qualify all associated
positive results "J" and non-detects "UJ".
The "associ ated sanpl es" are those which
followed the last in-control standard up
to the next passing standard containing
the analyte which failed the criteria.

If the RPDis >90% flag all non-detects
for that analyte R (unusable).

8.0 Anal vti cal Sequence Check (Form VI1I1 HCA )

8.1 Is FormWVIII HCA present and conpl ete for
each colum and each period of anal yses? [ ]

ACTION: If no, take action specified in 3.1 above.

8.2 Was the proper anal ytical sequence foll owed
for each initial calibration and subsequent
anal yses (see HC SONAro D-14 & D-18-19)? [ ]

ACTION: If no, use professional judgenent to
determ ne the severity of the effect
on the data and qualify it accordingly.

9.0 Cl eanup Efficiency Verification (Form X HCA

9.1 Is Form Il HCA present and conplete for
each ot of Dol Cartridges used?
(Dol Cleanup is required for all
Arocl or extracts.) [ ]

ACTION: If no, take action specified in 3.1 above.
| f data suggests that Diol cleanup
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Hl GH CONCENTRATI ON METHOD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: O
YES NO NA
was not perforned, make note in "Contract

Pr obl ens/ Non- Conpl i ance".

9.2 Are all samples listed on the Aroclor
Di ol Cartridge Check Fornf [ ]

ACTION: If no, take action specified in 3.1 above.

9.3 | s the percent recovery (% REC) of the Aroclor
1254 used to check the efficiency of the
cl eanup procedures within QClimts ?
80-110% for Di ol cartridge check? [ ]

ACTION: If 9%REC of 1254 Aroclor is < 80%
qualify positive results "J" and
guantitation limts "U" for these conpounds.

| f 1254 recovery is |less than 10% al |
positive data should be qualified "J"
non-detects should be qualified "R’
Use professional judgenent to qualify
positive judgenent to qualify positive
results if recoveries are greater than
the upper limt.

10.0 Pesticide/ Aroclor ldentification

10.1 1Is Form X conpl ete for every sanple in which
a PCB or Toxaphene was det ected? [ ]

ACTION: If no, take action specified in 3.1 above.

10.2 Are there any transcription/cal cul ation
errors between raw data and Forns [ ]

ACTION: If large errors exist, call lab for
expl anation/resubmttal, nake necessary
corrections and note error under
"Concl usi ons".

10.3 Are retention tinmes (RT) of Aroclor peaks
within the established RT wi ndows for both
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H GH CONCENTRATI ON METHCD
STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

anal yses? [ ]

ACTI ON: Use professional judgenent to qualify
positive results. Qualify as unusable
(R) all positive results which were not
confirmed by second GC col unm anal ysi s.
The reviewer shoul d use professional judgenent
to assign an appropriate quantitation limt.

NOTE: The I ower of the two values is reported
on Forml. If using professional judgenent,
the revi ewer determ nes that the higher
result was nore acceptable, the reviewer
shoul d replace the value and indicate the
reason for the change in the data assessnent.

NOTE: N flag identifies Aroclor or Toxaphene
when 1 or nore of the peaks used for
quantitation are > 2 tines the width of
correspondi ng peaks in the highest
concentration standard. It indicates
an uncertainty in quantitation. Use
pr of essi onal judgenent to qualify data.

11.0 Conpound Quantitation and Reported Detection Limts

11.1 Are the Aroclor Analysis Data Sheets
(Form 1 Aroclor) present with required header
information for each of the follow ng:

a. sanples? [ ]
b. Method Bl anks? [ ]
C. | nstrunent Bl anks? [ ]

11.2 Are there any transcription/cal cul ation
errors in Form1 results? Check at | east
two positive values. Wre any errors found? [ ]

11.3 Are the CRQLs adjusted to reflect sanple
dil utions? [ ]
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE
Date: January, 1993
Revision: 0O

YES NO NA

ACTION: If errors are large, call lab for
expl anation/resubmttal, nake any
necessary corrections and docunent
effect in data assessnents.

ACTI ON: When a sanple is analyzed at nore than one
dilution, the |l owest CRQLs are used (unless
a QC exceedance dictates the use of the
hi gher CRQL data fromthe diluted sanple
anal ysis). Replace concentrations that
exceed the calibration range in the original
anal ysis by crossing out the "E' value on
the original Form | and substituting it with
data fromthe analysis of diluted sanple.
Specify which FormIl is to be used, then
draw a red "X" across the entire page of al
Forml's that should not be used, including
any in the sunmary package.

ACTION: Quantitation limts affected by | arge,
of f-scal e peaks should be qualified as
unusable (R). If the interference is
on-scal e, the reviewer can provide an
approxi mated quantitation limt (UJ) for
each affected conpound.

NOTE: |If an acceptable chromatogramis achieved with
a diluted cl eaned sanpl e extract, an additional
anal ysis of 10 tines the concentration of the
di lution nmust be anal yzed and reported with the
sanpl e data

12.0 Chromat ogram Qual ity

12.1 Were baselines stabl e? [ 1]

12.2 Were any el ectropositive displacenent
(negative peaks) or unusual peaks seen? [ ]

NOTE: Aroclor and Toxaphene peaks, for standard
and sanpl e chromat ograns nust be visible
(>25% of full scale) and well defined.

If not the |ab nust be asked to resubmt
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H GH CONCENTRATI ON METHOD

STANDARD OPERATI NG PROCEDURE

Dat e: January,

Revi sion: O

YES NO

expanded chronmat ograns. However the
surrogat e peaks should be always within
the 100% r ange.

ACTI ON:  Address comments under "System Performance”
of data assessnent

13.0 Field Duplicates

13.1 Were any field duplicates submtted for
Arocl or/ Toxaphene anal ysi s? [ ]

ACTI ON:

ACTI ON:

1993

N A

Conpare the reported results for field
duplicates and calculate the relative
percent difference.

Any gross variation between field duplicate
results nust be addressed in the reviewer
narrative. However, if large differences
exist, identification of field duplicates
shoul d be confirned by contacting the sanpler.
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